The title compound, gymnorrhizol (C9H18O3S6), was isolated from Bruguiera gymnorrhiza collected from Guangxi Province, China. The leaves and stems of lyophilized Bruguiera gymnorrhiza (4 kg, dry weight) were powdered and exhaustively extracted with methanol. The methanol extract was filtered and concentrated in vacuo to give a dark brown aqueous suspension, which was then diluted with water to 500 ml and partitioned sequentially with petroleum, EtOAc and n-butanol (4 x 300 ml). EtOAc solution (23.0 g) was subjected to silica gel column chromatography using gradient elution [petroleum/EtOAc (95:5 to 50:50)]. Then the fraction eluted by petroleum/EtOAc (7:3) was further purified by silica gel column chromatography eluted with petroleum/EtOAc (8:2 to 5:5). The fraction of petroleum/EtOAc (6:4) was subjected to third silica gel column chromatography using petroleum/EtOAc (6:4) as eluent to afford 1,2,6,7,11,12-hexathia-cyclopentadecane-4,9,14-triol(l) which was crystallized in MeOH to give colorless crystals (13.5 mg). Single crystals suitable for X-ray analysis were obtained by slow evaporation from a solution containing chloroform and methanol in a 1:2 ratio at room temperature.
Experimental details
Anisotropic displacement parameters were assigned to all nonhydrogen atoms, of which those disordered, except S4B, were position-specifically restrained to unified U t j values. All bond lengths were also restrained (±0.005 A) for all chemically equivalent bonds between non-H atoms. All H atoms were placed at calculated positions with C-H distances of 0.93 A or O-H distances of 0.82 A. In a later refinement stage these atoms were checked on their significance with variable isotropic displacement parameters. In the final refinement these Uj m values were coupled to the respective values of the corresponding pivot atoms (i/ta>(H) = 1.2i/eq(C) and i/, J0 (H) = 1.5 U e q(O), resp.). The disorder was resolved until the maximum of the rest electron density of the Fourier difference synthesis was below 1 e "/A 3 .
Discussion
The molecule of the title compound is a macrocyclic polysulfide possessing an unprecedented skeleton. Its structure is characterized by a fifteen-membered macrocycle that composes of three repeated 1,3-dimercaptopropan-2-ol units. In the crystal structure the two ordered hydroxy groups are in trans position to each other, while the third disordered one shows all three orientations (cis, trans, centric). The disorder was resolved into three positions for six atoms, whereas in one of the last refinement stages their occupancy factors were refined independently to so/fmain) = 0.557 ( 
